The 3 rapid screening methods studied all involved chromatography of partially purified extracts on minicolumns. In one method acetonitrile-water is used to extract aflatoxin from corn and a lead acetate precipitation removes impurities from the extracts. The second method specifies acetone-water as the extracting solvent and ammonium sulfate as the precipitant. The third method is based on acetone-water as the extracting solvent and ferric gel as the precipitant. The most sensitive method was the ferric gel precipitation, which could detect 5 ppb aflatoxin, but it was very time-consuming. The most satisfactory method (timewise) used the ammonium sulfate and had a sensitivity of 10 ppb. This method also led to the best differentiation between levels of aflatoxin. These 2 methods have been adopted as official first action.
Three screening methods for detecting aflatoxin were studied to determine whether they could be applied successfully to yellow and white corn. Previously, a rapid thin layer chromotographic method for detecting aflatoxin in corn, proposed by Dantzman and Stoloff (1) , was adopted as official first action (2) . The 3 methods studied were a screening procedure developed for cottonseeds and modified for other commodities by Pons et al. (3) , a modification of this procedure (4), and a screening method proposed by Velasco (5) . Collaborators were asked to report the presence or absence of aflatoxin in a series of samples and to arrange the samples in order, if possible, of increasing concentration.
Collaborative Study

Description of Samples
Naturally contaminated samples of yellow corn containing different levels of aflatoxin were ground and blended. The levels of contamination were determined by the commonly designated CB :Method (2, 6). All samples were preweighed into glass jars. Spiked samples of white and yellow corn were prepared by adding known amounts of aflatoxin B1 in benzene-acetonitrile (98+2), by syringe, into individually preweighed samples of corn in glass jars. Collaborators were directed to use the entire contents of each bottle for analysis.
Description of Stud,·
Ten laboratories each received a practice sample of yellow corn containing 14 ppb B 1 and an uncontaminated sample of yellow corn to use in testing the methods. Three identical sets of 6 corn samples each were supplied to be assayed by each of the 3 methods (3-5).
Methods
The method proposed by Pons et al. (3) consisted of acetonitrile extraction, lead acetate precipitation, benzene extraction, and minicolumn chromatography. Modifications of this procedure, described by Shannon et al. (4) , consisted of using acetone-water instead of acetonitrile and substitution of ammonium sulfate as the precipitant. The Velasco method (5) included acetone-water extraction, ferric gel purification, chloroform extraction, concentration, and a Florisil column. The inside diameter of the column was 3 mm instead of 4 mm as originally specified by Velasco.
The collaborators were instructed to examine columns obtained by all 3 methods under ultraviolet light of 365 nm wavelength for blue fluorescent zones typical of aflatoxin. Experience gained in analyzing contaminated corn (14 ppb B 1 ) and uncontaminated yellow corn assisted collaborators in reaching decisions. Details of the methods described by Shannon et al. (4) and Velasco (5) 
26.C08
Minicol!lmn Chromatography
Prep. column by adding, in order: glass wool plug, .5-7 mm sand, .5-7 mm Florisil, 2.0 cm silica gel, and 1.0-1..5 cm AIzOa. Pipet 1 ml ext (equiv. to 2.,5 g
26.C06
Preparation of Gel Place electrodes in beaker contg 100 ml H 20 and 10 ml 15% FcCla.6H20 soln. Add 4% NaOH soln from buret (14-16 ml) to pH 4. 26 .B01, into ;')00 ml erlenmeyer or blender cup. Add 2.50 ml acetone-H 20 (8.5 + 15) and shake mech. or stir magnetically 30 min or blend 3 min at max. speed. Filter thru 24 cm folded paper, Whatman 2V, or equiv. Transfer 90 ml filtrate to 250 ml beaker contg prepd gel, 26.C06. llinse graduate with 10 ml rhO. Stir 1-2 min, and filter thru 24 cm paper. If first portion filtrate is cloudy or pigmented, pour back onto filter paper. Transfer filtrate (175-180 ml) into 500 ml separator, and add equal vol. H 2 0. Ext with ;')0 ml CHCla ca 1 min and drain CHCb layer into 250 ml beaker. (Use of stainless steel beakers will reduce time required for evapn.) Evap. just to dryness on H 20 or steam bath. Dissolve residue (equiv. to 15 g sample) in 2 ml CHCb-acetone (9+1) and transfer to small vial, 26.001(m), rinsing with 2 ml portioIli3 CHClaacetone (9 +1). Chromatograph exts same day, or store exts in freezer without evapg CHCIa.
26.C03
Preparation of Sample Extract
Weigh .50 g ground corn, 26.B01, into 1 qt blender jar, 26.001(h); add 10 g Celite, 26.002(c), and 1;')0 ml extn solv., 26.C01(a), and blend 3 min at high speed.
(Caution: See 46.004 and 46.046.) Filter thru 18.:i cm Whatman No. 2V fluted paper, or equiv., in 120 mm short-stem funnel. Transfer.50 ml filtrate to 2;')0 ml beaker and add 20 ml satd aq. (NH4)zS04 soln, 130 ml H 20, and 10 g Celite. Stir, let stand 2 min, and filter. Transfer 100 ml filtrate to 125 ml separator. Add 3 ml benzene and shake 30 sec. Let layers sep., and discard lower aq. layer. Slowly add .50 ml H 20 to benzene, let layers sep., and again discard lower layer. Transfer benzene to small vial, 26.001-(m), and add, while stirring, enough N a2S04, 26.002(e), to clear soln. The individual results reported for the uncontaminated, spiked, and naturally contaminated corn samples are presented in Table 1 . Collaborators were asked to arrange the 6 samples analyzed by each method in order of increasing concentration of aflatoxin BI (Table 2 ). Comparative results for the 3 methods are summarized in Table 3 . (Tables 1 and 3) .
26.C04
Extracts of yellow corn contain more material that interferes with the analysis than extracts of white corn. One of 30 analyses on white corn samples containing 10 ppb B I was incorrect. Eight of 60 analyses on yellow corn samples containing 10 ppb B I were incorrect (Table 1) .
Four collaborators arranged the 6 samples analyzed by the method of Pons et al. (3) in the correct order, based on aflatoxin levels. Seven collaborators were successful in arranging the 6
Results and Discussion 
